Am ixture of 1-cyclopropyl-3-ethylurea (5.5 g, 43 mmol), cyanoacetic acid (3.7 g, 43 mmol) and acetic anhydride (8 ml) in a 100 ml reaction vial was irradiated in am icrowave oven for 15 min (CEM Discovery, 15 W, 60°C) [1, 2] . After cooling to room temperature the mixture was diluted with ethanol (15 ml) and asolution of sodium hydroxide in water (ca. 20 %) was added dropwise upon stirring until apermanent alkaline reaction could be detected. Subsequently the solution was concentrated under vacuum and the residue was extracted with dichloromethane (ca. 20 times, 50 ml each). The progress of the extraction was controlled by TLC (dichloromethane/methanol, 8:1). The combined organic extracts were concentrated under vacuum and purified by column chromatograph on silica gel with amixture of dichloromethane/methanol (8:1) as an eluent. The separated 6-amino-3-cyclopropyl-1-ethyl-1H-pyrimidine-2,4-dione was finally recrystallized from acetone (yield 1.3 g, 16 %).
Source of material
Am ixture of 1-cyclopropyl-3-ethylurea (5.5 g, 43 mmol), cyanoacetic acid (3.7 g, 43 mmol) and acetic anhydride (8 ml) in a 100 ml reaction vial was irradiated in am icrowave oven for 15 min (CEM Discovery, 15 W, 60°C) [1, 2] . After cooling to room temperature the mixture was diluted with ethanol (15 ml) and asolution of sodium hydroxide in water (ca. 20 %) was added dropwise upon stirring until apermanent alkaline reaction could be detected. Subsequently the solution was concentrated under vacuum and the residue was extracted with dichloromethane (ca. 20 times, 50 ml each). The progress of the extraction was controlled by TLC (dichloromethane/methanol, 8:1). The combined organic extracts were concentrated under vacuum and purified by column chromatograph on silica gel with amixture of dichloromethane/methanol (8:1) as an eluent. The separated 6-amino-3-cyclopropyl-1-ethyl-1H-pyrimidine-2,4-dione was finally recrystallized from acetone (yield 1.3 g, 16 %).
1 HNMR data are available in the CIF.
Discussion
All intramolecular bond lengths are normal, including those of the cyclopropyl moiety (C10, C11, C12). The main part of each molecule consists of an almost planar aromatic system N1, C2, N3, C4, C5, C6, O7, N9, C10, C13 with an rms value of 0.043 Å for the deviations from the least squares plane. Including O8 into the system increases the rms slightly to 0.061 Å.The molecules form puckered layers nearly perpendicular to [-20 21] and [-20 -21 ], respectively, with an dihedral angle of 27.5(1)°.They are held together by the water molecules, which provide three types of hydrogen bonds. Two intermolecular bonds within the layers: 
